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200 g (102.3 mil, 2.3 moles) of fuming sulfuric acid (specific gravity 1.95;

1

23 per cent of sulfur trioxide) are gradually added through the dropping fun-
nel. During this operation the temperature should be maintained under 60°
The stirring is continued and, when the temperature falls to 20°, a mixture of
fuming suliuric and fuming nitric acids (*. is added very slowly through the
dropping funnel. A temperature of 23-307 should be maintained during the
reaction. After the addition of the sulfuric-nitric mixture, the ice-water bath 13
removed and the flask is heated on the steam-bath during 3 hours. After cooling,
the nitrated compound is added slowly to a filtered solution of 300 g of po-
tassium chloride in 1000 ml of water. Heat is produced with evolution of
nitrous vapours. An excessive rise of the temperature must be avoided here
and, after cooling, the precipitated potassium 3,5-dinitro-4-chlore yhenzenesulfonate
is filtered with suction and thoroughly washed with several portions of a solution
of potassium chioride (60 g in 200 ml of water). The crude product is dried
in an oven at 30°, during 2+ hours. It is a yellowish powder which weighs
58-60 g (83-86 per cent of the theoretical amount based on the potassium 4-chlo-
robenzenesulfonate).

1I. POTASSIUM 3,5-1‘!.\‘lTRO-4-.\§IIX01:I'XZENf:I'L)n.\':\‘l‘".: In a 31 wide-
necked, round-bottomed flask, fitted with a mechanical stirrer, arc placed
330 ml of conc. aqueous ammonia (specific gravity 09) and, while stir-
ring, 38 g of potassium 3,3-dinitro-}-chlore benzenesulfonate are added in one
portion. The flask is immersed in a cold water-bath, the water being heated
slozely to prevent excessive foaming. Cantion! \When the water boils, heating
and stirring are continued during three hours. After cooling, the product is

iiltered with suction, without washing and dried in an oven at 307, during 12
hours. The yield of the dried potassium 3,5-dinitre --%-amino}\onzcney.l‘nf‘m:m: 15
46-30 ¢ (8492 per cent of the theoretical amount).

11I. 2.6-DINITROANILINE: The crude potassium 3,5-viinitr(n--‘f-amim.bcn-

senesulfonate (48 g) is added to 180-200 ml of 70 per cent sulfuric acid (117

ml of concentrated acid dituted with 78 ml of water) contained in a three-necked,
round-bottomed flask ot one liter, heated in an oil bath. Through a Pyrex glass
tube of 20 mm of internal diameter and about 30 cm in length, this flask is
R,
of potassium hydroxide in 230 ml oi water, and the solution almost completely evap yrated.
The salt, filtered with suction, is repeatedly washad with alcohol and air-dried. The crude
material weighs 110-113 ¢ 95.6-100 per cent oi the theoretical amount).

4-Chlorobenzenesulionyl chloride is prepared similarly to 4.acetaminobenzens=sulionyl
chloride (15) from 290 g (165 ml, 249 moles i chlorosulfonic acid, freshly distilled and
56 ¢ (505 ml, 0.5 mole) »f chlorobenzene. The 3 1 of crude material is 100-105 ¢
(95-100 per cent of the (heoretical amount bas 1 on the chlorot nzene), melting at
37-50°.

(*) The mixture is prepared by car fully adding 70 ml of fuming sulfuric acid
(specific gravity 1.95: 23 per cent of sulfur trioxide) to 70 ml of fuming nitric acid (spe-
cific gravity 1.3) well cooled in ice-water bath.
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purified by recrystallization from alcohol (20-22 ml/g); after recrystalli-

zation the product is obtained as brillian*, deep yecllow crystals melting at

138-139.5.° (*). The recovery of recrystallization is 70-75%.

RESUMO

Sio dados detalhes para a preparagio de 2,6-dinitroanilina que é obtida

através das seguintes fases:

1)
2)
3)

40

Nitracio de <-clorobenzenosulfonato de potassio.
Aminagio de +-cloro-3,3-dinitrobenzenosulfonato de potassio.
’
Dessulfonagio de 4-amino-3,3-dinitrobenzenosultonato de potassio.

Os rendimentos em 2.,6-dinitroanilina, com P. F. 137-139°, oscilam entre

e 50% do teorico, na base de 4-clorobenzenosulfonato de potassio.
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